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(54) NOVEL UREA COMPOUND AND HERBICIDE 
(11) 62-252771 (A) (43) 4.11.1987 (19) JP 

(21) Appl. No. 61-93440 (22) 24.4.1986 
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NEW MATERIAL: A urea compound of formula I (X is halogen or haloalkyl; 

Y is H or halogen; Z is H, lower alkyl or lower alkoxy; n is 2, 3 or 4). 
EXAMPLE: N,N-dimethyl-N'-{3-[ 2-(2-chloro-5-pyridyl)ethoxy] phenyl) urea. 
USE: Useful as a herbicide exhibiting extremely high herbicidal effect and having JT 

high compatibility with valuable crops such as soybean, cotton, rice, corn, etc. * n= 

It is applied to an industrial site such as plant site, railway bed, afforested 

field, orchard, etc. 

PREPARATION: The compound of formula I can be produced by reacting the r 
compound of formula II (M is halogen or OS0 2 R; R is lower alkyl or aryl) 
with the compound of formula III (M is H or alkali metal atom). The starting 
compound of formula III is also novel and is synthesized by the reaction of 
the compound of formula IV e.g. with a halogenation agent. 
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(54) 8-ALKOXYQUINOLONECARBOXYLIC ACID HAVING EXCELLENT 

SJ£ti£XBLELTOXICITY, ITS SALT AND PRODUCTION THEREOF 

[ (11) 62-252772 (A) J (43) 4.11.1987 (19) JP 

\21) Appl. No. 61-220149 (22) 18.9.1986 (33) JP (31) 86p.l0880 (32) 21.1.1986 
(71) KYORIN PHARMACEUT CO LTD (72) KUNIYASU MASUZAWA(3) 
(51) Int. CP. C07D215/56,C07D401/04//A61K31/47,A61K31/495(C07D401/04, 
C07D215:00,C07D207:00)(C07D401/04,C07D241:00,C07D215:00) 



Xv 



NEW MATERIAL: A compound of formula I [R is H or alkyl; R 1 is alkyl; R 2 
is H, halogen, NH 2 or N0 2 ; X is halogen; Z is halogen, group of formula II 
(n is 1 or 2; R 3 is H, alkyl, acyl, alkoxycarbonyl, etc.; R 4 and R 5 are H, alkyl, 
phenyl, etc.), azetidino, pyrrolidine), 3-hydroxypyrrolidino, morpholino, etc:]] 
its salt and their hydrate. 

EXAMPLE: l-Cyclopropyl-6-fluoro-l; 4-dihydro-8-methoxy-4-oxo-7-(l-piperazinyl)-3- 
quinolinecarboxylic acid. 

USE: An antibacterial agent having high activity against Gram-positive bacteria 
as well as aerobic Gram-negative bacteria and exhibiting strong activity also 
to anaerobic bacteria and mycoplasma, etc. 

PREPARATION: A compound of formula I wherein Z is Z 1 can be produced 
by condensing the compound of formula III with an amine of formula Z ! H 
(Z 1 is Z excluding halogen). 
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(54) PHTHALAZINE DERIVATIVE AND PRODUCTION THEREOF 
(11) 62-252774 (A) (43) 4.11.1987 (19) JP 

(21) Appl. No. 62-66871 (22) 19.3.1987 

(71) FUJISAWA PHARMACEUT CO LTD (72) SHINJI HASHIMOTO(6) 
(51) Int. CP. C07D237/30,C07D237/32//A61K31/50 

NEW MATERIAL: A phthalazine derivative of formula I [R l is ar(lower)alkyl 
which may have one or more proper substituent groups; R 2 is carboxy or 
protected carboxy; A is O or S; Z is lower alkylene] or its salt. 

EXAMPLE: 2-[ 4-(3,4-Dichlorobenzyl)-l,2-dihydro-l-oxophthalazin-2-yl] -acetic acid 
ethyl ester. 

USE: Useful as a drug for remedy of complications of diabetes such as dysraphism 
in corneal damage, cataract, neuropathy, retinopathy, renal disorder, etc. It 
exhibits aldose reductase inhibiting activity. Administered preferably by intra- 
venous injection, intramuscular injection or oral administration. 

PREPARATION: The compound of formula I can be produced by reacting the 
compound of formula II or its salt with the compound of formula III or its 
reactive derivative at the hydroxyl group. 
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7C»»Wfi : Ce Hs F3 Q> 
ttfffi : C ; 46.62 . H ; 2.45 
»«tt : C ; 46.68 , H ; 2.48 

1-5/^ D7 a tr/U-8. 7-5?7 A,* a - 1,4-S? t 
KP-8-* h*^-4-**y-3-*y y V/> A/ 

3-X h^^-2,4,5-h«J 7;i/^PS8§i8 
9.4 9 lCffl{t^;t-/l/50itf#M*. 3 QISSKU 
te„ ffl<t^*-JU£ffl£«»ffi*KESSBUX 
»ft»itt<03-X h^5/-2 t 4,5-M;7^/*P^ 
yV-ifof n=?4 K6.86* *Wfc„ 8&£n08 - 
112 T5/20«iH 5 

?y»S/*) AI h K5.9 $(C^a>« 

^X*/U7ff©JS* h/UX>35««S!K*»Tl/ 

50-60TJX 2 araaoaufco fcc-iox;ic»£D 

»ife^>IR^a^-rK8.869^)}te*K;i/X>10«e 
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raK#»fiaH8fl*££tr**30rf*M;i h/i/ 

VW/U?n*- h 13. 64 ff£»fc 0 

B6nfcatt*13.55 ? (C*20«g»tf p - h 

;ux > ^ n/ ?n >as u^?^ fin 9 Rffls a o fc „ 
7 % & r ^ ± h if ^ATttt^s fc^Taaaa 

A[ >ywi/»«X*/U£10.29 g»fc 0 

»5Ufc»»X*7H*9.79S $CdR*»B9.6 
S Rlf h*B!X^/U8.4 3Rffl 
SKUfc. 5Elcai7K»»3.2 sat^^F^R 

U3frX>> o feifctt©2- (3-* F*5/-2.4. 
5-h«;7;i/*n^>7-<A/) -3-Xh4=V7? 
l J>L/ttX^;i/^9. 73 S »fc„ 

MjS178 -180 «C 
7c3fc#tfrffl : C* H* F2 NO* 
StWffi : C : 59.44 , H ; 4.68. N ; 4.33 
#flrffi : C ; 59.34 . H : 4.59. N : 4.33 
fc^T. C<D*SS4.5 giCfir«30a** BiftR 

4«e&tf*22««^fifflt^i!in^i^ea58aL/fco 

Bt,<S185 -186 i; 

7t IB » W ffl : Cm Hti Ft NO< 

St WiS : C ; 56. 95 . H : 3.76. N : 4.74 

#ffifiS : C : 56.68 . H ; 3.70. N : 4.74 

3T«S«7 

7- (3-7^y ^ ^A/-l-f ny 5?- a>) - 1— > 
£ o7 a tfA/ — 6-7;i//frn — 1.4-i? fc F a - 8- 
* F*^-4-#*V-3-*yy>/j;i/tf>IB<B 

t Fa -8-* h*i/-4-* + V-3-4 : >"ryJ!) 
/1/>K>«200 «? % 3-7 * y ;* tTa y 5? >80 



3$fBJHH 62-252772 (12) 
»Sn,fc»tt»9.73s *X$r y -/1/20««IC» 

Ufc. HT2RIRmai/B>t*y'JA 
■ x*A/ - 5 : 1]TftH«0C*t<tfta&tt 

a <n 2- {3-* f* 2.4.5- f y 7;u^d^> 
-3-3/^ ar a tr/u7S y 7? y jum 

X^A/*7.520»fc tt 
tt«56-58T; 

7lJR#*t» : C« His Fs NOi 

ttffffi : C : 55.98 , H : 4.70. N : 4.08 

»mm : C ; 56.07 . H : 4.66. N : 4.07 

» 5 tlfctSa 6. 68? ***5?>^n/froi/A7 
^F26«eC»#U. 7 7 ft* F y * 
tt)^L 5 KfBBSSUfc • »«RJS«*#*100 «e 

7* a tf;u- 6. 7-5? 7 /U* D - 1,4-5? t F a - 8- 
X F*5/-4-**y-3-*yy>»/l/*vax 
^/U*4.53s «fc 0 

*9. DBU110 as. **7* F-Fy/U3««© 
S6«l£2.5 RR35g85bfc. tt»«. «fU*« 

iPKU, Sltjcy-uv-joy-A' (1 : i > 

8«#SWt£ffl UT6felS*tttta«oaW«990 

tt£l98 -200 *C 

7c*»WiB : Cts Ha FNs 04 

WWffl : C : 60.79 . H : 5.91. N : 11-19 

SWffl : C ; 60.39 , H : 5.87. N : 11.07 

xmrna 

y-w or p trtu- s-ytux a — i. 4-^ e f a 

-8-* F*5/-7- ( 3-* ?-/U7^ y * 7- A/- 1- 

tray*?-;i/) -4-^4=v-3-4=y y yn^ni 

1-V^a7Ptf/l/-6,7-5?7A/^a-1,1-i? 
t F n -8-* F*^-4-;t*V-3-*yy>/> 

>»200 3-> f-A/7 ^ y >c ?->utra y 

5?>90*SN DB 11110 JR*7iz F^FU A/ 

3«e©ss«5«'75»ras«ufc. tfftti 
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1**5226.5 -230 «C 

7EJR»rrffi: C20H24 F N 3 (fc • 1/2 HzO 
HWffi - - C : 60.29 , H ; 6.32, N ; 10.54 
Kfflffi : C ; 60.49 , H ; 6. 08, N ; 10.48 

-1-tTn y 2? - /U) - 6-7 /!/;*□ -1.4-2? fc K 

i-2/;> pyp tf ;i,-6,7-2?7/i/;t a -1,4-2? 
fc K P - 8- * h*2/-4-j**y-3-*yy>/l 
A/*VK200 ^ 3-If 

2?>100 «ig % D B U 1 10 ijf, 8B*7l2h-by 
tt*S217 -219 

7c3K»«fi|: Czi H26 FN3 Oi • 2/3 HzO 
5-7 * y - 1-2^ ptp trn/-6.7-2?7/i/;t □ 

-1.4-2? £ h4=^-4-^*V-»3-4= 

y y >*/i/#>B<93« 

1-2/^ ay a f A/ -6, 7-2? 7 A/^ p- 1,4-2? 
t Ka-H h*2/-5-n ha-4-^*V-3- 
4=/V >*/l"K>M322 «?£x$r / -il'-DM 
F (4 : 1 ) SS250 rflCBBStt, 10%/*^ 

vOix-«»25^^JMl^TgST 6BB*JRS 
ttlUfco ttifc^^U^PPfcA/A-^siy- 
/l'-ffi7> ; t-7* ( 10 : 10 : 3 > E«Tjfc# 

nfc»8itt^PP'-nrt//*-;*5*y--;i>-B7> 
*-7* <20: 6:1) KK» 6 n«A U T-lt 

S7yxAa<DB»»i83 

»^E291 -291.5 *C (»*> 

S Jfc # flr ffi : Cm H12 F2 N2 0* 

W Wfifi : C ; 54.20 , H ; 3.90. N ; 9.03 

*8»{fi : C ; 54,46 . H : 3.89, N : 8.97 

£%J310 

5-7^y-l-^^nratr;u-6-7A/^n- 



»BBHa 62-252772 (13) 

W»fll : C : 60.71 . H ; 6.63. N : 10. 11 
Sffflffi : C : 60.59 , H : 6,43, N : 10.03 
«**IW3 

1-*/^ or p tr;u- 6, 7-2*7/1/* p - 1.4-2? t 
Kp-8-^ f-n-4-* + V-3- + 

y y >*/i/*>ia<DS/» 

1-2" £ a7 a tr/U- 6.7-2? 7/1/* P - 1,4-2? 
t KP-8-> J/-*-** v-3-*y y >* 
A/^>»490 ^^BWH5«fitcSIB$*tt. rtH 

235 Jtf*'>fi^O»|*fco 45#«ICKCS«£* 
*25rtC&^»U3»*ipn*0, 7E»<C?ft*?ft 

1 ) BKfrsniSA uTjtary x/x&ogw 

I&392 «g*»fc 0 
B&215.5 -221 t) <#»¥) 
7c*»«fl|: C« H» Fz N2 Ob 
Ztnm : C ; 49.42 , H ; 2.96. N : 8.23 
3S8B(I : C ; 49.37 , H : 2.94. N ; 8.12 
• «M4 

1,4-2? fc KP-8-> h*2^-4-* + y -7- ( 1- 
tr^^2?-A/> -3-*/y>*>/l/#>«CD6/£ 
5-7 -1-2/^ P7Q tT/U- 6,7-2? 7/U* 
Q- 1,4-2? t Ka-8-* ^^-4^*7-3* 

*y y >a*#>B72^ «i*tr^72?>60^ 

StfS*DMS03rf©Eft«i^2B(8, 
70-60t;TB!»Ufco RPBBfcSjBEBffla, S 
*l* y-/l/ICBR;St*Bi&«*«-F<*t* P H 

JR lstKx £ y -A/, ik^ti* y -/ut-%» 

UT»fe««-ttlSA<0e»»33^^Wfc o 
»£271 -273 X) <#») 
7tfc#*rffi :C«HaFN4 0i*HCl«feO 
StWffi : C ; 50.18 . h : 5.61, n ; 13.00 
Xfflfll : C : 50.28 , H : 5.48, N : 12.97 

x*bii 

s-7^y-7- (3-7^y-i-tfpy 2?-;u> - 

1-2/^ Q7P tT/U-6-7 A/7t P - 1,4-2? fc K P 

b<&3« 
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5-74/-1-t/^D7P tr/l/- 6, 7-5?7 
D-M-*;tKQ-8^ h *->-4-tf*V -3- 
4=y y >/j JMI>B90jt9« 3-t-7h + ^;j/l/ 

- / fa y 5?>115 49 % DBUSO^K 

tf«l*7trh-hy >U4 «S<7>ffi^«rj£2O0$ffflS 

-*9J-to (1 : 1> B«2«eiCS0^TSffl 
8JSKT- PH* 1 WTfC UT»iK0Ctt 

»&254 -257 *C (#«) 

7cm»<ff (ifi ( % ) : Cis Mzt FN4 Ot 

• 2 H C i 

5t»fi& : C : 48.12 . H ; 5.16. N ; 12.47 
Mm® : C : 48.16 , H ; 5.53. N : 12.52 

1-S/^ara tr;i/-6-7 A/it 0-1.4-5? t: Ka 
-8-* h *f-4-**y -7- d-er^^^-n/) 



WIBffl 62-252772 (14) 

trA>-6.8-5?7;u?r a - 1.4-5? 
t KQ-4-**V-7- { 1-tT^7^-Jt/) -3- 

*/y>a;utfVR 0.59*. ftffltM^A 
0.2s * y - ^9««icB^ufc«t:fto 

140- 150TC-C72.5lftfaEfB<* t£ fc . »« % 
DH^7tC«j|U, *B*9*tt£OT;)C3gt$i(C 

»j§185 - 187,5*0 

7C*»*fffl (%):C« H» F N 3 OH • V2HzO 

WWffl : C : 58. 37 H ; 5.71 N : T1.35 

l^ffltt : C : 57.98 H ; 5.52 N : 11.28 

%ffini3 

-8-* h**/-r- ( 4-* ^ju- i-tr^^5? ~ 

- 4-tf * V - 3-* J V > X li/#>m<0&f& 
1-^^070 tf A/ -6-7 A/* □ - 1,4-5? t F 



n -8-> h4^-4-^^V-7- ( 1-tr^5?- 
A/> -3-*y y >*> A^>K60«*^ ^'ffi^h 
y>A22^. 87% 4= K 0.3«£ Rtf37%*A/-? y 
>25ui<DS6%^ 100- 120TJT- 2 »R3W» 

Etc* 0. 5«e*/ja ft 1 n - n a o h *s«t 

DH«:7(ca!lUT*f*CttBUfc 9 tffiiiffi 
Sr«IRly* *ft UT»ftttttS<&B»ft33*y£ 
&fco tt& 229- 232X2 <#*?> 
S«»«flB(96> :CsHz2FN 3 Qi 
ttB« : C ; 60.79 h : 5.91 n : 11.19 
XIRfB : C ; 60.80 h ; 5.90 n ; 11.15 

□ T □ £*A/ -6-7 A/* D -1,4-5? C K □ 
-8-^ b*5/-7- (3-p<^^/-1-tr^^5?~;L/) 

1-5/? CJT O tTA/-6.B-5?7A/;tO-1.4-5? 

t k a - 7- ( 3-> ^;u- i-tr^^ 5?-;i/ ) -4- 

^■4=V-3-+yy>/}/l/^>H1.12g^&JE5^ 
M^AOJ 9 * / - /U20srf 5 «2S 



150 *CT-70.5»fS»ff Ofco »a*ffl£«. « 

asuTBfflbfc 0 c<Dj5arf^5/y n^r^n*? 

A-^/-A/-a7>^-7* (20: 6 : 

1 > ] -c^««hu, *$<y-A/^s?j*sBu 

»*S162 *C- 

7cJR»« : a(%) :C«HsFN3 0i 

• 1/2 H2O 

ttffffi : C ; 59.37 H ; 6.03 N ; 10.93 
: C ; 59.48 H ; 5.70 N ; 11.07 
H-NMR (6 in CDCis ) 
6.79 (1H, S. 2fc) , 7.85 ( 1 H, d, 
J -12.3H 2 . 5ffi) . 4.1 -3.9 < 1 H ♦ m, 
A] ) . 3. 77 ( 3 H . S, OCJdJL) * 3.5 - 
2.9 ( 7 H ♦ m. t:^v5?>) % 1.3 -1.0 
( 7 H, m,-<^ . CHi ) 
3166^15 
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7- ( 3-7^ J - 1-tTO y *?- /!/ ) 

□ eVl/-6-7fl/# D - 1.4-i? t Ka -8-* h4= 

*/-4-#* V -3-*y HVa/UTKVH^SjR 

7- (3-7^ y -1-tra y *? - ;u> 
7 a fc* A/ - 6,8-2? 7/l/*a-l,4-^t: K n - 
4-** V -3-*y U >* A^>B0.47s fit 
h V 9 * y -A/10rtfr6 

HiBOfcy hSKicW^., flgUTUO 

-150 -C?49l&iaifiJ*bfco »«*B3£«, £S 
S^i"^y;i/^7A^a7h?77Y - [5/ 
y *y/l/25g * ; ?aa*fc/i/A-.*5* 

y-/i/-»7> ; e~7* (20: e; 1 ) ] t» 
»»Bb, «tt**U>-;<$ry->i/ (i : 1 ) 

tt£207.5 -212 V 

TtJSItttfrffi ( % > CieH20FN3Oi'H2O 
StWflS : C : 56.99 H ; 5.82 N ; 11.13 
2£W<fi : C : 57.19 H : 5.38 N ; 10.86 
MS#W ( m/e ) : 361(M + > . 



WIHB862-252772 (15) 

362<M + + 1 ) 
H-NMR (5 in D z O . NaOD) 
8.48 ( 1 H. S. 2tt) . 7.62 (1H, d . 
J -14.5H Z . 5ft) s 4.1 -3.9 (1H, m. 
Aj ) , 3.55 (3H, 5. OC]±2_> , 

3.8 -3.2 (5H, m, - N~l M ) , 

2.3 -1.6 (2H, m, - f£^J 



) . 



1.2-0.9 ( 4 H. m.-^H > J 

H 

7- ( 3-7 ^ y - 4-> ^/U- 1-tfQ y S>- A>) - 

-8-> h*5/-4-;**y-3-=t:y y va/i"-K V 

7- (3-7^y - 4-> ^ ;u - 1 - 1* □ y i?-^/) 
- 1-^? a7 a tr;u-6.8-5? 7 ;u;t a - i, 4-2? 
e K a -4-** v -3-4= y y >^/u^>K80^ 



fc^hy^A^^-h-y* y < £ 

WthU«>A50^ # * y -A/3«*) C ftD 

*tigUT140 -150 , C<0tt?8ct5T-86»faE(5 

77^ - [ J@ f?B & M : ^DD$^A-^^/- 
yu-M7> ; E-7* (20: 6:1)] TftttK, 
* £ / -il/^5H8fiUXa»67yXAS© 

Sfc& : 191.5 -193.5 1C 

S*»«fil (%) : Cw H22 F N 3 04 

* 7/5 HzO 

EtRtffi : C ; 56.96 , H ; 6.24. n ; 10.49 
nmm : C : 57.10 , H : 5.98. N ; 10.42 
H-NMR (5 in Q 2 O. NaOD) 
0.7 -1.3 ( 4 H. m. ) . 



1.09 ( 3 H. d . J -6.59H Z , 



1.7 -2.1 ( 1 H, m , T~N- > . 



2.9 -3.2 ( 1 



1 — 



3.2-3.8 ( 4 H. m. ) . 

3.51 (3H, s, -OCI-b) 

3.9 -4.1 (IH.tn,^), 

7.57 ( 1 H, d . J — 1 4 . 5 hi 2 , 5ffiH ) , 

8.47 ( 1 H. S, 2fcH ) 

7- (3-7^y^^;u-i-tray *?-^i/> -1-*/ 
^ a 7" a tr;u- 6-7 folt a — 1,4-5? t K a — 8- 

* h =^^-4-^4: y -3-+y y >*>fl/# >tto 



7- ( 3-7 ^/^^-1-fD"JJ?-/b) - 1- 
^?D7atr;u-6 f 8-5?7;i/5i-a-l ( 4-5?fcK 
a -4-** V -3-*y y >a/l/#>Bt0.5 3 €■ 

^■hyCAO.2 gf . 5» y -/l/9««) ICJKl 

AT, 140 -150 -C(0aifB*86B$fgJSl6e^lto 
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an/1wi/^-^5ry-;u-g7>^-7^ ( 2 o: 
B6 5S225 -228.5 *C 

TcJfcttffffl : C» H22 F N3 0« * 2/3 HzO 
RtWfB : C ; 5B.91 , H ; 6.07. N ; 10.85 
SSMffi : C : 58.73 , H : 5. 92, N ; to. 88 
X1BM18 

i-^^Q7Dt)l/-8-I h + 5/-6-7/1/* U - 

1.4-5? e -7- ( i-tr^^5?-;u) 

-3-^/'J>/)>FU4*v>K(OS* 

i^ ; ;arn tT/l/- 6, 8-5? 7 a - 1.4-5? 
C K a - 4-** V - 7- < 1-tT^^5?-;i/ ) -3- 

* V K • (th'J-JA-Ih* 
fK0.75g, JR*X* y - A/30«tf> CSD^.Sg 
bT, #i§140 -150 I><DHtlf8*52raKlffiJ* U 



*HBBfl 62-252772 (16) 

ufco EKKattssno* *60ne*ftD^»aa 

tpH$7lCH»Ufc 0 »^T^nn$A/i*T 

A/20? , fiPD&ft : ? D P/TWbA-,* $r -/ -;u 
« 2 : I^^DDi^/.-y^-H/.g;^/ 
^~7*-20: 6 : 1-10: 10: 1 ) ?#MtU 

ABCDB»»75«**»fc 0 

S*»Wffl: C» H22 F N 3 04 * 1/2 HzO 
W»ffl : C ; 59.37 , H ; 6.03, N : 10.93 
: C : 59.60 , H : 6.04, n ; 10.85 
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#B9Bg 62-252772 (17) 
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C P F X : *s7a-? a 

M N Z : * ba- Jf>/-^ 



ttfflA #ffi± 8 fig 




©int. a.- iffigiJiB-s ffrt&s*-^ 

// A 61 K 31/47 ADZ 
31/495 
(C 07 D 401/04 
215:00 
207:00) 
(C 07 D 401/04 
241 :00 
215:00) 



-655 



1. s#©s* 

J0W61* ftlPHH SS220149£ 

2. RM<DS8i 

tf*©«afetfic-f ©Steffi 

3. HKE*T«>« 

tt flr S?SI8S=» 1 tteaB«>raJ»ii?fi2TB5tfi6 
€ » (139>S ♦* « B «; sS £ & 

4. ft m A 

flr KBJW=ffCBQ|2»ffl4tJIISlBn 68* 
T101 3?tA/3IB 

8ES ( 252 ) 6619 (ft) /tfFfe 
ft * (634 8) #3ffi± J5 fjfi wMp 



5. «iE©»Jfe 

w«i8©jiiw©s*«fcKiH©« 



2 ) 



6. ffllEOftg? V . 



WBBD8 62-252772 (20) 

%sem 19 

5-7?/-7- ( 3-7? i-t:oy$? - 

5-7? y-l-i/^P7atfji / -|f i 7.j?7j| / 3j. 

+ / 'J >2jA/#>BS200 

□ y5?>87^, DBLMIOiis. SK*7tzh^h 

'J /U5irtt&8Slfe*7 t 5 RraaKUfco KJSiff 

h^7 * - <BSIH»« ; >' f~U>-*9 J - 
/I//10: 1 □ a*;i- z*- * $ y ~yu-K7 
>^-7*/20: 6:1) T-#8t6e. Cti*7 
t>*&«c^*o ID ox 



tt?5 : 192 -198 *C 

7c&##rlfi(%) :CisH2jFN4 Oi-2/3 H2O 

: C : 56.71 p H ; 6.09, N ; 13.92 
nmm : C ; 56.56 , H ; 6.09. N : 13.46 
3tSS«20 

5-7?y-l-^^D7atfA/-r- (3-Xf-/U7 
?y * ^;i/-i-tra y 5; - ;u) -6-7;i/;fr □ - 
1.4-5? t Ka-8*y b4=5/-4-^*V-3-+y 

5-7? y -1->^D7atr;i/-e,?-5?7/^ 
a - 1.4-2* t h * V - 4-* * y - 3- 

*y y >a/i/#>K2oo . 3-x^A/7?y* 
^;ut:n y 5>>112 1*. p B U 110 «*. Ji*7 
tr h- h y ;i/5«e©tBS«i*7.5 ftiBSROfco 

/x^D7h^77^ - ( : ffifc* *u 
V- > 5i / - A^/10 : 1 -» ^ a □ - ^ 51 

y -;i/-»7> ; e-7*/20 : 6 : 1 ) ?f)t& 
ft, *8*etc&frU. «»»7jcjSiSTitJ«l it 



»tc»fe^u, wary xas^s w«di25 

: 83.5-89*0 
7c8S#*rffl(%) :C2iH2TFN4G«*1/2H20 
8t»ffi : C ; 59.00 , H : 6.60. N : 13.11 
: C ; 59.26 , H : 6.64. N : 12.90 

SI68W21 

5-7?y-1-^^Q7a tTA/- 6-7 a - 7- 

[3- (2-7A/3fDif;n 7?y^5=-;i/-i-tr 

a y 5?-7l/] -1,4-5? fc Ka -8-;* h 4= 5^-4- 

5-7?y-1-5/^D70 fcT7l/-6, T-5?7A.?f 
Q-1.4-5?£ KQ-8-;* h + 5/-4-?i-*V-3- 

4=y y >x;;u^ VK130 3-(2-7/u^ax 

7 ? y y ^;i/tTa y 5?>86as. DBU78 
J8l*7-b h - h y A/4 «*<DS£&£9.5 B$ 

- (JB&a&& ; «fc*^u>-;*2y-;u/io 

1 > T#ttU, @fiftfiD77^^3 >€-8SSB 
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tta©BW»40fls*»fc. 
g&& : 129 ~ 153. 5 *C 
7cR»ff<BCX) :C2iH»Fi N4 Oi 
WBffi : C : 57.79 . H ; 6.00, N : 12.84 
£8Btt : C ; 57.77 . H : 6.05, N ; 12.50 
3C0SfH22 

5-7^y-i-i/^D7a tr/u- 6-7 □ - 

1,4-5?t Ka-7- [3- (2-e K D^Mf-fl/} 

a-1 ( 4-i?fc Kn-8-* h *5/-4-#4: V -3- 
4=/ y V*JA/#>B6130 *9. 3-(2-th"P4=V 

xf-^> 75 y > ^;i/tf □ y 5? >88jv. DBU 
78*** jS*7i? h~ h y A^^OSSttfcO.S 

ttib> ^U>- > * J - A// 10 : 1-^DD$ 
/UA-**y-A/-«7> : fc-7*/20: 6 : 



»MB3 62-252772 (21) 

x, 8S<Sfer y x Aaoi to»90*sr*»fco 

: 156 ~ 157 TJ 
ScIR»«fM(X) : C21 H27 FN* Os -HzO 
StfJffi : C : 55.74 . H : 6.46. N ; 12.38 
nma : C : 55.74 , H : 6.51. N : 12.14 
$figM23 

1,4-5? fc K O - 7- (3-tKD*i/-1-tfn'J3? 
-A/) - 8-* h*i/-4-**y-3-4=y y >/J 

n - 1.4-5? C K □ -8-;* h * ^- 4-# 4F V -3- 
y V«130 + f tfa 

'J^>64j*. D BU77nvRO f Ji*71z h y 

**PlRLT7fc h- h y JUTRStU* Ctl£ffi 
fc^^UV-**/ - A/- 7-b h - h y A//n 6 

Heauxjt&ry x a©(d@ «&66«9*is 



277 -279.5 TJ (#»> 

7cJR#tffffl(X> : Cts H 2D FNj Os 

It mm : C ; 57.29 . H ; 5.34. N ; 11. 13 

£fflffl : C : 57.39 , H ; 5.41. N : 10.89 



w8162*me2ob 



Vft<Oftac 

IBID61* fcrafi 8220149^ 

£ « JB^» 2 HtBag»m(»J5ift2TS5»ift 



ft I A 
& Br 



T101 »t:^3e 

WSS (252> 6619 (ft) vgf^ 
(634 8) #3ffi± 8Jt^ »($J»fiS£) 



5. »IE<&*tfc Ao — 

EfflG 2*1 S 2 1 Btt<D^««iiEfi»6jr<D*fI 
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(S>J IB) 

2-? Q a-4,5-i?7/U*a-3-;* h4=fSJ& 
g»54.09 Cfflftl^;* ~ A/26B «g£ttljt 4 [$(8 

ffll/T&efr&tt(D2-^a a-4,5-S?7/u* a - 
3-* K + i/'SVyWA/^o^W K54.39 9 
fc. 

»*S90-100 TJ/3«iH 9 

UJL h*«J--< K32.06 ?|C?Q> 
»5?X7-/U43.25 9 <D»# h A/XV190 jrffg# 
* 85T O 50-60TJ-C 2.5 ^ K ttl U fc „ 29c (C 
-20T5K:»ID«ft(D|B^ □ v-f K 52.09 
b A/X>60arfJgtt*30#iaT»TUfc o - 5 *C 

450 *tf#M*hA/X>H*#KOfc 0 *H£ b 



#1*18862-252772 (22) 

fSVyW A>VD*- h85.87 9*Wfc. 
B6nfc»tt»85.87 9JC*150 itfRtfp- 

fco »insjss*?a □^A/^TttiUiu, sea 

B* 7 h ';OA»6»U»:^TfiSfD 
fitt*T-Sfe»Ufc. ftHB*IR*e«Tfc«« 
■ «0«jB€-KE«[fSOT»|ietttt©2->> a 
□ -4,5-5?7/l/;t D-3-> h + ^^vy-f A/ST 
Kx^A/«34.65 9 »fc 0 
»*S110 -120 Tl/ 6jbH 9 

W5nfciTMxf-A/«c24.09(Cj»*»» 
20.93 9 &Cf */U h*«X^;ui8.22 9*-flQ2. 

5b§ib>8S«. fij6tt*«teu#a*o eat*© 

2- ( 2-^ d a - 4.5-i? 1 fl/* a - 3-* h 4= 

> % /y/u) -3-x h*f A/»x?-;i/£» 

fco 

»snfcttttft$x^ y -/b60/nec»^u* 



»T^^ or a tT7U7S >5.62 9 ^85TUfc, 

Sisx- 1 «raHft«wtua*^iRL/x-T/uft 

9««Rfe£h«S©2- <2->> □ a-4,5-i?7A/^ 
□ -3-;* h*2"*>*/-<'/U> -3-^^aratf 

»*587-88TC 

7c3R»WfiB:C«HtBCiF2 NCU 
WWffi : C ; 53.41 . H ; 4.48. N ; 3.89 
: C ; 53.40 , H : 4.53. N ; 3.93 
»Snfct8St.O 9 **ftT6096*KHt^ h 
y 9 o . 1 4 9 o) m * 5? * * * > 6 «C S » ft IC '> 
B?ofta*fctt, i KSii»ufco »«*20«e 

v-4-* *y-3-*y >j>a/i/#>ttx^/t/£ 

0.889 »fc. 

Bfcj5177 ~ 178 *C 

H - NMR ( d in CDC is > 

1.07-1.28 ( 4 H. m. -<£ ) 



1.40 ( 3 H. t . CHzCtfe) 

3.86-4.00 ( 1 H, m, N-^<J ) 

4. 08 (3H, d . J -2.2Hz , OCH3> 

4.38 ( 2 H, q . CfcfeCKfe) 

8.02 ( 1 H. d . d . J -8.8HZ . J « 10. 1IIZ, 

5«EH ) 

8.59 ( 1 H, s. 2fcH> 
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